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Comment
The displacement ellipsoids were drawn at the 50% probability level (4).
Experimental
A colorless needle-shaped crystal of dimensions 0.350 x 0.080 x 0.060 mm was selected for structural analysis. Intensity data for this compound were collected using a diffractometer with a Bruker APEX ccd area detector (1) and graphite-monochromated Mo K radiation ( = 0.71073 Å). The sample was cooled to 100(2) K. Cell parameters were determined from a non-linear least squares fit of 5599 peaks in the range 2.27 <  < 26.06°. A total of 9838 data were measured in the range 2.270 <  < 26.139° using  and  oscillation frames. The data were corrected for absorption by the empirical method (2) giving minimum and maximum transmission factors of 0.808 and 0.963. The data were merged to form a set of 1907 independent data with R(int) = 0.0334 and a coverage of 98.9 %. The monoclinic space group P21/n was determined by systematic absences and statistical tests and verified by subsequent refinement. The structure was solved by direct methods and refined by full-matrix least-squares methods on F 2 (3).
The positions of hydrogens bonded to carbons were initially determined by geometry and were refined using a riding model. Hydrogens and deuteriums bonded to oxygens were located on a difference map, and their positions were refined independently. Non-hydrogen atoms were refined with anisotropic displacement parameters. Hydrogen atom displacement parameters were set to 1.2 times the isotropic equivalent displacement parameters of the bonded atoms. A total of 163 parameters were refined against 1907 data to give wR(F 2 ) = 0.0862 and S = 1.003 for weights of w = 1/[ 2 (F 2 ) + (0.0520 P) 2 
Page 8 (2) 0.49524 (7) 0.36354(13) 0.0114 (3) O (2) 0.1202 (2) 0.52307 (7) 0.18163 (14) 0.0155 (3) O (3) 0.9836 (2) 0.34589 (7) 0.35130(13) 0.0130 (3) O (4) 1.0299 (2) 0.26821 (7) 0.17853 (14) 0.0165 (3) ______________________________________________________________ Ca(1) 7(1) 11(1) 8(1) 0(1) 0(1) 0(1) O(1) 10(1) 15(1) 9(1) -1(1) 0(1) 1(1) O (2) 12 (1) 22 (1) 12 (1) -1(1)
13 (1) 18 (1) 18 (1) -6(1) -2(1) 5(1) O (5) 15 (1) 15 (1) 16 (1) 2(1) 0(1) -4(1) O(6) 11(1) 14(1) 11(1) 1(1) 3(1) 1(1) O (7) 11 (1) 14 (1) 16(1) 4(1) -3(1) -1(1) N(1) 10(1) 12(1) 10(1) 1(1) 2(1) -1(1) C(1) 10(1) 15(1) 10(1) 2(1) -1(1) 1(1) C (2) 13(1) 20(1) 12(1) 0(1) -2(1) 4(1) C (3) 20 (1) 22 (1) 10(1) -3(1) -4(1) 4(1) C(4) 18 (1) 17 (1) 12(1) -2(1) 1(1) 5(1) C(5) 11(1) 12(1) 13(1) 0(1) 1(1) 0(1) C(6) 10(1) 14(1) 9(1) 0(1) 1(1) -1(1) C(7) 10(1) 12(1) 12(1) 0(1) 2(1) -1(1) ______________________________________________________________ Page 12 (2) O(5)-D(5OB)...O(2)#1 0.85 (3) 2.11 (3) 2.861 (2) 146 (2) O(6)-D(6OA)...O(7)#1 0.82 (2) 2.08 (2) 2.849 (2) 156 (2) O(6)-D(6OB)...O(2)#4 0.80 (2) 1.93 (2) 2.698 (2) 162 (2) O(7)-D(7OA)...O(4)#3 0.80 (2) 1.93 (3) 2.719 (2) 170 (2) O(7)-D(7OB)...O(3)#5 0.84 (3) 1.87 (3) 2.7014 (18) 169 (2) ______________________________________________________________ Symmetry transformations used to generate equivalent atoms:
#1 -x+1, -y+1, -z+1 #3 x-1/2, -y+1/2, z+1/2 #4 x+1, y, z #5 x-1, y, z
